which was then converted to the desired compound.
Tfa-Pro-OH + H-X-OBzl(/?-tosylate)
-Tfa-Pro-X-OBzW Tfa-Pro-X-OH
In this procedure, Tfa-Pro-OH was prepared according to the literature.4) It was, however, not isolated and condensed directly in the same pot with amino acid benzyl ester p-tosylate by the DCC/HOBtmethod in DMFto give Tfa-Pro-X-OBzl, which was obtained from the neutral fraction as a crystalline substance in a reasonable yield. The product showed a single peak by GLC, in which the other diastereoisomer, dl or ld, could be detected.5) It was therefore estimated to have been formed without racemi-1293 zation in this coupling reaction and to be optically pure. It is an advantage in this reaciion that the base not need to be added again to liberate the benzyl ester from its /?-tosylate, owing to the presence of the TMGalready added for the synthesis of Tfa-Pro-OH. It was then hydrogenated catalytically to the desired Tfa-Pro-X-OH in a reasonable yield. The methyl ester of this product also showed a single peak by GLC, i.e., this compound was also optically pure All the compounds except Tfa-Pro-Gly-OH, TfaPro-Ile-OBzl and Tfa-Pro-Ile-OH gave a satisfactory elemental analysis result for C and H, NMRdata of all these compounds agreed with their respective structures. Yield from amino acids X. Yield for the neutral fraction, which showed a single peak by GLC. Yield from Tfa-Pro-X-OBzl. qi(=tRi/tRst), tRst=tR of Tfa-Pro-Val-OBzl (6.31min).
Column, OV-17 (5%) 1m; oven temp, 240°C, N2 carrier gas, inlet 1.0 kg/cm2; FID. The fact that these compounds gave a respective single peak shows that no racemization occurred during the preparation, because a pair of diastereomers, for example, Tfa-Pro-Val-OR, LL and LD, would be separable under the GLCconditions.5) t =5.94min; at 280°C oven temp. 
